A comparison of the crystal structure of Acm reported by Mathew & Palenik (1974) with that of MAcm, shows the following remarkable facts:
(1) The N(3)--N(4) distance [1.374(3)A in MAcm, 1.372 (3) A in Acm] does not change despite the presence of a methyl group bonded to N(4) in MAcm.
(2) The S(6)--N(8) bond len~gth is significantly shorter in MAcm [1-575(2) A] than in Acm (4) The hydrogen-bond system is clearly different in both structures, as could be expected since, on the one hand, there is one less H atom available and on the other, the methyl substituent on N(4) prevents the formation of hydrogen bonds by the N(3) and N(4) ring atoms. Thus, only one significant hydrogen bond is observed from MAcm in contrast to the three (involving the N-thiadiazole atoms as well) exhibited by Acm.
Abstract. 2-Thiosemicarbazonobutanoic acid hemihydrate, CsH9N302S.0"5H20, Mr = 184.22, triclinic, P1, a = 8.163 (2), b = 8.868 (2), c = 12.438 (2) A, a = 72"99 (2), /3 = 79"47 (2), y = 84"06 (2) °, V= 845"3 (3) A 3, Z = 4, Dx = 1"447 Mg m -3, A(Mo Kce) = 0.71073 A, /.1. = 0.332 mm-1, F(000) = 392, T = 296 K, R = 0-038 for 3830 independent reflections with I > 3~r(/). Three hydrogen bonds link the two crystallographically independent molecules in a pairwise fashion. The two molecules both have E configurations about each C--N and N--N bond, but differ by nearly 180 ° in the orientation of the --COOH group.
Introduction. The structure of the title compound was determined in order to provide a point of comparison with a series of complexes of trivalent transi-0108-2701/91/112379-03503.00 tion metal ions in which it is present as a ligand in its singly and doubly deprotonated forms. One such metal complex of a closely related ligand has already been reported (Timken, Wilson & Hendrickson, 1985) .
Experimental. The compound was prepared as described by Sah & Daniels (1950) . Large rhombicshaped plates were grown by slow evaporation of a saturated solution in boiling water. Data were col- O(12) mal parameters for all non-H atoms. H atoms were s(1) located on difference Fourier maps and refined with s(11) isotropic thermal parameters, with the exception of H atoms associated with the disordered ethyl groups, which were held in fixed idealized positions with C--H=0.95A
and Uiso=0"063A z. The total number of parameters refined was 286.
Discussion. Atomic parameters are listed in Table 1,*  while Table 2 
C ( the conformations of the two molecules. Additional hydrogen bonds connect this pair of molecules to the water of hydration and to other molecules. Details of the potential hydrogen-bonding interactions are included in Table 2 . A number of these interactions are shown in Fig. 2 , which depicts the unit-cell contents.
A search of the Cambridge Structural Database (Allen et al., 1979) reveals numerous thiosemicarbazones, but none that are derivatives of simple monocarboxylic acids. Pyruvic acid thiosemicarbazone also crystallizes as a hemihydrate (Timken, Wilson & Hendrickson, 1985) and may well have a similar crystal structure. Fig. 2 . View of the unit-cell contents.
